TableB1. List of trace metal analytes

Metal Analyte Chemical Symbol
Silver Ag
Cadmium Cd
Chromium Cr
Copper Cu

Nickel Ni

Lead Pb

Zinc Zn
Arsenic As
Mercury Hg
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Table B2. List of PCB analytes®

PCB Congener #° PCB Congener Structure Coeluting Analytes

BZ#1 (1Cl) M onochlorobipheny!l

BZ #8 (2 CI)° 2,4'-Dichlorobiphenyl

BZ #18 (3 CI)° 2,2 5-Trichlorobiphenyl

BZ #29 (3 Cl) 2,4,5-Trichlorobiphenyl

BZ #50 (4 Cl) 2,2',4,6-Tetrachlorobiphenyl

BZ #28 (3 Cl)° 2,4,4-Trichlorobiphenyl

BZ #52 (4 CI)* 2,2'5,5"-Tetrachlorobiphenyl

BZ #104 (5 Cl) 2,2',4,6,6'-Pentachl orobiphenyl

BZ #44 (4 CI)° 2,2',3,5-Tetrachl orobiphenyl

BZ #66 (4 CI)° 2,3,4,4'-Tetrachl orobiphenyl

BZ #77 (4 Cl) 3,3,4,4-Tetrachl orobiphenyl o,p' - DDD
BZ #101 (5 CI)° 2,2',4,5,5'-Pentachl orobiphenyl

BZ #87 (5 Cl) 2,2',3,4,5'-Pentachlorobiphenyl Dieldrin
Bz #118 (5 Cl)° 2,3,4,4' 5-Pentachl orobiphenyl

BZ #188 (7 Cl) 2,2',3,4'5,6,6'-Heptachl orobiphenyl

BZ #153 (6 CI)° 2,2',4,4'5,5'-Hexachlorobiphenyl

BZ #105 (5 Cl)° 2,3,3',4,4'-Pentachl orobiphenyl

BZ #138 (6 Cl)° 2,2',3,4,4' 5'-Hexachlorobipheny!

Bz #126 (5 Cl) 3,3,4,4',5-Pentachl orobiphenyl

BZ #187 (7 CI)° 2,2',3,4'5,5',6-Heptachl orobiphenyl

BZ #128 (6 Cl)° 2,2',3,3',4,4'-Hexachl orobiphenyl

BZ #200 (8 Cl) 2,2',3,3,4,5',6,6'-Octachl orobi phenyl

BZ #180 (7 Cl)° 2,2',3,4,4' 5,5'-Heptachl orobi phenyl

BZ #170 (7 CI)° 2,2',3,3,4,4' 5-Heptachl orobiphenyl

BZ #195 (8 Cl)° 2,2',3,3,4,4'5,6-Octachl orobiphenyl

BZ #206 (9 CI)° 2,2',3,3,4,4'5,5',6-Nonachl orobi phenyl
BZ #209 (10 CI)° 2,2',3,3,4,4'5,5',6,6'-Decachl orobiphenyl

@Additional datawith limited QA/QC are available upon request from the senior author on the following PCB

congeners: BZ #49, BZ #184, BZ #183, BZ #156, and BZ #169.

Congeners numbered according to Ballschmiter and Zell (1980).

“The sum concentrations of these 18 PCB congeners were multiplied by 2 to approximate "Aroclor-based" total PCB
data (NOAA1989; ACE-EPA 1992).




TableB3. List of chlorinated pesticide analytes®

Compound Coeluting Analytes

Chlordanes

Heptachlor
Heptachlor epoxide
Oxychlordane
a-chlordane
trans-nonachlor

DDTsand Metabolites

o,p-DDE
p,p-DDE
o,p'-DDD BZ #77
p,p'-DDD
o,p-DDT
p,p'-DDT

Other Pesticides

Hexachlorobenzene

Aldrin

Dieldrin BZ #87
Endrin

Octachlorostyrene

Photomirex

Mirex

BHCs

Lindane (y-BHC)

@Additional datawith limited QA/QC are available upon request from the senior author on the following pesticides:

«-BHC, p-BHC, y-chlordane, cis-nonachlor, endosulfan I, endosulfan 11, and endosulfan sulfate.
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TableB4. List of PAH analytes

L ow-M olecular-Weight PAH Analyte High-Molecular-Weight PAH Analyte

Naphthalene
2-Methylnaphthalene
1-Methylnaphthalene
Biphenyl
2,6-Dimethylnaphthalene
Acenaphthylene
Acenaphthene
2,3,5-Trimethylnaphthalene
Fluorene

Phenanthrene
Anthracene
1-Methylphenanthrene

Fluoranthene

Pyrene
Benz[a]anthracene
Chrysene

Benzo[ b]fluoranthene
Benzo[Kk]fluoranthene
Benzo[e]pyrene
Benzo[a]pyrene
Perylene
Indeno[1,2,3-cd]pyrene
Dibenz[a,h]anthracene
Benzo[ghi]perylene




TableB5. List of 2,3,7,8-substituted PCDD and PCDF congeners

Congener Abbreviation Congener Structure TEF? TDL®
Dioxins

2,3,7,8-TCDD 2,3,7,8-Tetrachl orodibenzo[p]dioxin 1 1
1,2,3,7,8-PeCDD 1,2,3,7,8-Pentachl orodibenzo[ p]dioxin 0.5 5
1,2,3,4,7,8-HxCDD 1,2,3,4,7,8-Hexachlorodibenzo[ p]dioxin 0.1 5
1,2,3,6,7,8-HxCDD 1,2,3,6,7,8-Hexachlorodibenzo[ p]dioxin 0.1 5
1,2,3,7,8,9-HxCDD 1,2,3,7,8,9-Hexachlorodibenzo[ p]dioxin 0.1 5
1,2,3,4,6,7,8-HpCDD 1,2,3,4,6,7,8-Heptachlorodibenzo[ p]dioxin 0.01 5
OCDD Octachlorodibenzo[p]dioxin 0.001 10

Furans

2,3,7,8-TCDF 2,3,7,8-Tetrachlorodibenzofuran 0.1 1
1,2,3,7,8-PeCDF 1,2,3,7,8-Pentachlorodibenzofuran 0.05 5
2,3,4,7,8-PeCDF 2,3,4,7,8-Pentachl orodibenzofuran 0.5 5
1,2,3,4,7,8-HxCDF 1,2,3,4,7,8-Hexachl orodibenzofuran 0.1 5
1,2,3,6,7,8-HxCDF 1,2,3,6,7,8-Hexachlorodibenzofuran 0.1 5
2,3,4,6,7,8-HXCDF 2,3,4,6,7,8-Hexachl orodibenzofuran 0.1 5
1,2,3,7,8,9-HXCDF 1,2,3,7,8,9-Hexachlorodibenzofuran 0.1 5
1,2,3,4,6,7,8-HpCDF 1,2,3,4,6,7,8-Heptachlorodibenzofuran 0.01 5
1,2,3,4,7,8,9-HpCDF 1,2,3,4,7,8,9-Heptachl orodibenzofuran 0.01 5
OCDF Octachlorodibenzofuran 0.001 10

*TEF = toxicity equivalency factor (EPA 1992).
*TDL = target method detection limit (pg/g wet weight).
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TableB6. Dataquality objectives for organic analyses

Parameter QC M easur ements Frequency

Control Limit Criteria

Laboratory method blank 1 per 20 samples

Instrumental detection Limit 1 per project
Method detection limit 1 per project
Surrogate internal standards Each sample

Matrix spike 1 per 20 samples

Laboratory triplicates 1 per 20 samples

Accuracy-based material 1 per 20 samples

Warning limit -- analyst should use best judgement if
analytesare detected <3 timesthemethod detection limit

Action limit -- no analyte should be detected at >3 times
the method detection limit

<5% relative standard deviation for seven replicate
measurements

Analyst should use best judgement if the calculated
method detection limitsare higher thanthetarget method
detection limit of 2.0 ppb wet weight for PCBs and
pesticides, 10.0 ppb wet weight for PAHs, and within a
range of 1-10 pptr for each PCDD and PCDF congener
as specified in Table B5

40-150% recovery

Recommended control limit for percent difference
between accuracy-based material surrogate recoveries
and sample surrogate recoveries is <50%

Recovery should be within 50-120% for at least 80% of
the analytes

<25% relative standard deviation for analytes >10 times
the method detection limit

Recommended control limit for percent difference of
certified or consensus value on average for analytes>10
times the method detection limit is <30%
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TableB7. Concentrations (ug/g [ppm] dry weight) of trace metals found in DOLT-1 standard reference
material

Ag Cd Cr Cu Ni Pb Zn As Hg

Detection Limits

0.052 0.016 0.052 0.12 0.038 0.025 0.65 0.91 0.045

Mean (n=6)  1.03 4.02 0.41 19.3 0.26 1.33 92.4 105 0217
Std. dev. 0.04 0.17 0.07 1.2 0.02 0.08 26 11 0015
RSD(%) 3.9 42 17.1 6.2 77 6.0 238 105 6.9
Certified [1.00]? 4.18 0.40 20.8 0.26 1.36 925 101 0225
+- - 0.28 0.07 1.2 0.06 0.29 23 14 0037
Recovery (%) 103 9% 102 93 99 98 100 104 %

3Consensus value from NOAA-National Research Council Canada intercomparison exercises.
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Table B8. Results (ug/g wet weight) of duplicate analyses for trace metals in bluefish, summer flounder, black sea
bass, and tautog muscle composites

Composite Trace Metal
# Ag Cd Cr Cu Ni Pb Zn As Hg

Detection Limits

0.013 0.004 0.013 0.030  0.0095 0.006 0.16 0.23 0.011

Bluefish
105-A 0.0323 0.173 0.425 0.456 0.136 0.293 10.8 0.37  0.1069
105-B 0.0285 0.172 0.480 0.419 0.126 0.275 101 0.38  0.0963
Mean 0.0304 0.173 0.453 0.438 0.131 0.284 104 0.38 0.1016
RPD? 12.5 0.6 12.1 84 7.6 6.3 6.7 2.6 10.4

Summer Flounder

124-A 0.0210 0.138 0.084 0.235 0.088 0.163 3.81 1.70 0.0391
124-B 0.0244 0.137 0.074 0.222 0.101 0.163 3.63 1.77 0.0373
Mean 0.0227 0.138 0.079 0.229 0.095 0.163 3.72 1.74  0.0382
RPD? 15.0 0.7 12.7 5.7 13.7 0.0 4.8 40 47
Black Sea Bass
131-A 0.0296 0.144 0.420 0.577 0.111 0.223 5.86 3.59 0.0477
131-B 0.0215 0.108 0.336 0.488 0.083 0.184 4.44 2.62 0.0344
Mean 0.0256 0.126 0.378 0.533 0.097 0.204 5.15 311 0.0411
RPD? 316 28.6 22.2 16.7 28.9 19.1 27.6 31.2 324
Tautog
153-A 0.0265 0.132 0.148 0.237 0.143 0.226 3.86 0.95 0.0679
153-B 0.0249 0.101 0.134 0.232 0.129 0.215 3.18 0.88 0.0621
Mean 0.0257 0.117 0.141 0.235 0.136 0.221 3.52 0.92 0.0650
RPD? 6.2 26.5 9.9 21 10.3 5.0 19.3 7.6 8.9

*RPD (relative percent difference) for duplicate analyses = (100 x absolute value for range)/mean.
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TableB9. Instrumental detection limit (IDL) and estimated method detection limit (EMDL) for PCB congeners
BZ #
8 18 28 52 66 101 77 118 153 105 138 126 187 128 180 170 195 206 209
Concentration of Solvent Spiked at Low Levels (ng/uL)
Replicate 1 0.042 0.042 0.042 0.045 0.044 0.044 0.040 0.042 0.044 0.043 0.044 0.050 0.044 0.044 0.044 0.044 0.045 0.045 0.046
Replicate 2 0.043 0.043 0.041 0.044 0.044 0.044 0.039 0.042 0.043 0.041 0.043 0.051 0.043 0.042 0.042 0.042 0.044 0.044 0.044
Replicate 3 0.040 0.040 0.040 0.043 0.043 0.043 0.038 0.042 0.044 0.042 0.043 0.047 0.044 0.043 0.043 0.043 0.044 0.045 0.045
Replicate 4 0.041 0.041 0.041 0.043 0.044 0.044 0.040 0.042 0.044 0.042 0.043 0.049 0.044 0.043 0.043 0.043 0.044 0.044 0.045
Replicate 5 0.040 0.041 0.041 0.044 0.046 0.044 0.041 0.043 0.044 0.043 0.044 0.050 0.044 0.044 0.044 0.044 0.045 0.046 0.046
Replicate 6 0.039 0.040 0.040 0.043 0.044 0.044 0.041 0.043 0.044 0.043 0.044 0.048 0.044 0.043 0.044 0.044 0.045 0.045 0.045
Replicate 7 0.039 0.040 0.040 0.043 0.045 0.044 0.042 0.043 0.045 0.044 0.044 0.050 0.044 0.044 0.045 0.045 0.046 0.046 0.046
Mean 0.041 0.041 0.041 0.044 0.044 0.044 0.040 0.043 0.044 0.042 0.044 0.049 0.044 0.043 0.044 0.044 0.045 0.045 0.045
Std. dev. 0.002 0.001 0.001 0.001 0.001 0.000 0.001 0.001 0.000 0.001 0.000 0.001 0.000 0.001 0.001 0.001 0.001 0.001 0.001
RSD (%) 4.1 31 15 17 2.4 0.56 2.7 12 0.92 22 11 25 0.88 15 16 16 1.6 16 14
IDL? 0.005 0.004 0.002 0.002 0.003 0.001 0.003 0.002 0.001 0.003 0.002 0.004 0.001 0.002 0.002 0.002 0.002 0.002 0.002
Corresponding Concentration in a Typical Tissue (ng/g wet weight)®

Mean 1.02 1.03 1.02 1.09 111 1.09 1.01 1.06 1.10 1.06 1.09 124 1.10 1.08 1.09 1.09 112 112 113
Std. dev. 0.04 0.03 0.01 0.02 0.03 0.01 0.03 0.01 0.01 0.02 0.01 0.03 0.01 0.02 0.02 0.02 0.02 0.02 0.02
RSD (%) 4.1 31 15 17 2.4 0.6 2.7 12 0.92 22 11 25 0.88 15 16 16 16 16 14
EMDL® 0.13 0.10 0.047 0.059 0.083 0.019 0.087 0.042 0.032 0.072 0.039 0.097 0.031 0.051 0.055 0.055 0.055 0.057 0.048

A nstrumental detection limit is based on 3.143 times the standard deviation of seven replicate measurements.

®Assumed 10g wet weight of muscle tissue, 50% recovery in the extraction and cleanup steps, 250 pL final sample volume, and 1 L sample injection volume.

‘Estimated method detection limit is based on 3.143 times the standard deviation of atypical tissue.
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TableB10. Analyses (ng/g [ppb] wet weight) of spiked replicates of summer flounder muscle for determination of the method detection limit (MDL) for PCB congeners

BZ #
1 8 18 29 50 28 52 104 44 66 101 118 188 153 105 138 126 187 128 200 180 170 195 206 209
Replicate 1 357 654 591 649 615 665 677 703 689 102 976 113 894 114 100 109 121 995 102 913 105 104 102 992 817
Replicate 2 33 659 590 632 614 649 670 687 676 946 908 105 834 107 910 101 109 914 940 835 971 962 942 958 797
Replicate 3 282 630 579 622 616 648 665 698 683 907 851 995 776 100 869 952 992 834 887 79 930 918 902 921 761
Replicate 4 294 583 500 544 528 556 564 581 574 924 866 102 806 103 899 973 107 852 904 807 937 921 905 926 782
Replicate 5 33 675 634 635 630 650 660 693 665 904 841 994 783 993 88 965 101 841 88 798 929 908 901 937 794
Replicate 6 260 59 534 560 551 58 59 624 605 867 823 102 771 991 876 943 101 828 872 792 924 893 894 938 806
Replicate 7 307 561 627 706 721 757 851 89 852 872 873 112 876 111 966 107 115 993 100 968 110 107 110 113 978
Mean 310 623 6579 621 611 643 668 697 678 919 877 105 820 105 916 100 108 894 930 844 978 960 951 971 819
Std. dev. 034 043 048 055 062 065 092 09 08 051 051 05 05 062 051 057 08 074 060 069 071 071 078 073 072
RSD (%) 11 6.9 8.3 8.9 10 10 14 14 13 55 59 53 6.0 59 55 57 7.6 8.3 6.5 8.2 73 74 8.2 75 8.8
mMDL? 11 14 15 17 19 2.0 29 31 2.8 16 16 18 16 19 16 18 2.6 23 19 22 2.2 22 25 23 23

*MDL = ot, where o = standard deviation and t = Student's "t" value of 3.143 with n-1 degrees of freedom and o = 0.01 (one tailed).
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TableB11. Results (ng/g [ppb] wet weight) of triplicate analyses for PCBs in bluefish and summer flounder muscle composites (nd = <MDL)

Composite PCB (BZ #)
# 1 8 18 29 50 28 52 104 44 66 101 118 188 153 105 138 126 187 128 200 180 170 195 206 209

Bluefish (Station BL 2)

107 327 605 256 nd nd 597 9.69 nd 480 212 289 311 148 635 102 533 707 216 890 345 310 878 472 646 491
107-dup. 493 494 265 nd nd 613 951 nd 466 196 268 288 136 594 9.00 495 648 201 804 320 285 806 437 6.08 442
107-trip. 427 451 230 nd nd 626 9.99 nd 479 212 292 315 nd 654 964 540 695 218 874 336 313 862 461 653 497
Mean 416 516 250 nd nd 612 973 nd 475 207 283 305 972 627 962 523 684 212 856 333 302 849 457 636 477
Std. dev. 833 080 018 - - 015 024 - 008 094 131 147 088 304 061 242 031 094 046 012 155 038 018 024 030
RSD (%) 20 15 7.3 - - 24 25 - 16 4.6 4.6 4.8 9.1 4.8 6.3 4.6 4.6 4.4 53 3.7 51 45 4.0 38 6.3

Summer Flounder (Station FL2)

117 2.16 nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd
117-dup. nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd
117-trip. nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd
Mean nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd

Summer Flounder (Station FL 6)

127 nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd
127-dup. 344 nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd
127-trip. 3.63 nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd
Mean 254 nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd

MDL 11 14 15 17 19 2.0 29 31 2.8 16 16 18 16 19 16 18 2.6 23 19 22 22 22 25 23 23
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TableB12. Results (ng/g [ppb] wet weight) of triplicate analyses for PCBsin black sea bass and tautog muscle composites (nd = <MDL)

Composite PCB (BZ #)

# 1 8 18 29 50 28 52 104 44 66 101 118 188 153 105 138 126 187 128 200 180 170 195 206 209

Black Sea Bass (Station SB3)
138 6.40 nd nd nd nd 403 710 nd 395 103 969 953 307 154 345 124 nd 510 nd nd 562 nd nd nd nd
138-dup. 424 156 nd nd nd 252 463 nd nd 618 616 646 254 104 258 853 nd 377 nd nd 442 nd nd nd nd
138-trip. 10.5 nd nd nd nd 407 705 nd 38 999 939 911 303 146 330 117 nd 4.87 nd nd 557 nd nd nd nd
Mean 7.04 nd nd nd nd 354 626 nd 308 88 841 837 28 135 311 109 nd 458 nd nd 520 nd nd nd nd
Std. dev. 3.18 - - - - 08 141 - 004 231 19 167 030 264 047 205 - 07 - - 068 - - - -
RSD (%) 45 - - - - 25 23 - 13 26 23 20 10 20 15 19 - 16 - - 13 - - - -
Tautog (Station TA1)
146 6.38 155 nd nd nd 235 297 nd nd 266 636 418 225 906 209 29 nd 377 nd nd 259 nd nd nd nd
146-dup. 4.36 nd nd nd nd nd nd nd nd 244 577 376 nd 804 187 261 nd 330 nd nd nd nd nd nd nd
146-trip. 6.70 147 nd nd nd 218 302 nd nd 261 615 4.09 nd 878 205 286 nd 361 nd nd 247 nd nd nd nd
Mean 5.81 nd nd nd nd nd nd nd nd 257 6.09 4.01 nd 863 200 280 nd 356 nd nd nd nd nd nd nd
Std. dev. 1.27 - - - - - - - - 011 030 022 - 052 012 018 - 024 - - - - - - -
RSD (%) 22 - - - - - - - - 44 49 54 - 6.1 5.9 6.3 - 6.7 - - - - - - -
Tautog (Station TA3)

156 12.3 nd nd nd nd 548 661 nd nd 6.2 130 108 nd 250 495 854 nd 104 200 nd 768 259 nd nd nd
156-dup. 10.9 nd nd nd nd 421 484 nd nd 594 116 9.90 nd 223 442 7.75 nd 892 nd nd 694 232 nd nd nd
156-trip. 5.56 nd nd nd nd 415 512 nd nd 570 116 967 nd 222 444 774 nd 912 nd nd 682 229 nd nd nd
Mean 9.57 nd nd nd nd 461 552 nd nd 595 121 101 nd 232 460 8.01 nd 947 nd nd 715 240 nd nd nd
Std. dev. 354 - - - - 075 09 - - 025 082 060 - 161 030 046 - 079 - - 046 017 - - -
RSD (%) 37 - - - - 16 17 - - 42 6.8 6.0 - 7.0 6.5 5.7 - 8.3 - - 6.5 6.9 - - -
MDL 11 14 15 17 19 20 29 31 28 16 16 18 16 19 16 18 26 23 19 22 22 22 25 23 23
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Table B13. Recovery (percent) of PCB, pesticide, and PAH surrogate internal standards in bluefish muscle composites

PCBs and Pesticides PAHS
Composite  4,4'-dibromoocta- 1,2,3-trichloro- Benzo[ghi]-
# fluor obiphenyl BZ #198 benzene Ronnel Naphthalene  Acenaphthylene  Chrysene Pyrene perylene
Station BL1
101 80 95 81 136 27 48 134 97 90
102 67 89 65 93 17 50 104 104 139
103 59 90 84 85 33 50 158 84 10
104 69 90 70 73 27 46 111 91 50
105 64 94 115 107 23 46 61 82 22
Station BL2
106 62 102 61 81 25 53 120 100 13
107 72 95 154 81 16 44 101 102 18
107-dup. 75 96 164 86 23 50 115 102 31
107-trip. 72 101 84 87 29 59 95 101 16
107 mean (n = 3) 73 97 134 85 23 51 104 102 21
108 68 99 102 84 28 53 75 98 8
109 58 90 74 73 37 57 117 97 11
110 66 83 81 88 32 47 79 77 0
Station BL 3
111 77 84 460 87 34 56 146 103 15
112 69 95 108 72 55 67 188 104 26
113 87 69 564 85 32 53 66 68 9
114 78 91 337 101 54 61 132 115 0
Mean (n = 14) 70 91 167 89 32 53 114 95 30
Std. dev. 8 8 157 16 11 6 35 12 38

Al aromatic hydrogen atoms labeled with deuterium [2H] atoms: naphthal ene and acenaphthylene with 8 x [2H], pyrene with 10 x [?H], and chyrsene and benzo[ghi]perylene
with 12 x [*H].
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Table B14. Recovery (percent) of PCB, pesticide, and PAH surrogate internal standardsin summer flounder muscle composites

PCBs and Pesticides PAHS
Composite  4,4'-dibromoocta- 1,2,3-trichloro- Benzo[ghi]-
# fluor abiphenyl BZ #198 benzene Ronnd Naphthalene Acenaphthylene Chrysene Pyrene perylene
Station FL1
115 37 73 58 37 17 40 76 65 65
116 43 85 48 50 22 47 107 76 175
Station FL2
117 36 77 67 15 21 45 139 71 97
117-dup. 38 89 68 14 23 45 144 78 148
117-trip. 39 82 58 1 23 45 ) 75 64
117 mean (n = 3) 38 83 64 10 22 45 124 75 103
118 41 74 69 31 22 45 180 81 205
Station FL3
119 40 69 67 16 2 26 278 113 206
120 69 115 130 55 32 57 151 116 79
121 65 106 141 66 31 55 142 113 88
Station FL4
122 43 81 68 50 23 46 103 76 37
123 38 81 71 1 22 44 93 66 28
124 34 83 110 23 23 48 153 91 17
Station FL5
125 52 85 7 42 24 45 172 84 143
126 48 83 8l 29 26 47 140 77 114
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PCBs and Pesticides PAHS
Composite  4,4'-dibromoocta- 1,2,3-trichloro- Benzo[ghi]-
# fluor abiphenyl BZ #198 benzene Ronnel Naphthalene Acenaphthylene  Chrysene Pyrene perylene
Station FL6
127 9 83 0 35 0 1 113 82 79
127-dup. 47 84 77 34 22 44 130 75 113
127-trip. 47 86 77 20 26 49 129 72 70
127 mean (n = 3) 34 84 52 30 16 31 124 76 87
128 54 92 80 39 31 52 169 84 144
Mean (n = 14) 45 85 80 34 23 45 144 85 107
Std.dev. 11 12 28 18 8 8 49 17 62

Al aromatic hydrogen atoms labeled with deuterium [?H] atoms: naphthalene and acenaphthylene with 8 x [?H], pyrene with 10 x [*H], and chyrsene and benzo[ghi]perylene

with 12 x [?H].
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Table B15. Recovery (percent) of PCB, pesticide, and PAH surrogate internal standards in black sea bass muscle composites

PCBs and Pesticides PAHS
Composite  4,4'-dibromoocta- 1,2,3-trichloro- Benzo[ghi]-
# fluor obiphenyl BZ #198 benzene Ronnel Naphthalene  Acenaphthylene Chrysene Pyrene perylene
Station SB1
129 74 107 124 106 36 58 87 111 41
130 81 115 107 118 32 56 85 108 129
131 67 86 78 90 29 51 114 87 28
132 56 93 78 51 26 47 118 85 59
Station SB2
133° 58 83 68 73
134 70 91 78 79 30 52 139 94 44
135 59 84 78 50 27 47 107 85 37
136 62 91 74 61 33 51 91 96 34
137 59 95 76 63 36 54 100 97 40
Station SB3
138 62 86 78 60 32 53 80 88 23
138-dup. 55 90 76 15 33 54 73 85 41
138-trip. 66 85 83 74 37 55 133 97 88
138 mean (n =3) 61 87 79 50 34 54 95 90 51
139 65 82 80 39 38 56 132 93 86
140 50 82 60 52 30 46 129 83 71
141 53 89 64 65 29 50 176 97 200
142 45 82 66 51 30 49 159 73 373
Mean (n = 14) 62 91 80 67 32 52 118 92 92
Std. dev. 10 10 17 24 3 4 28 10 97

Al aromatic hydrogen atoms labeled with deuterium [2H] atoms: naphthal ene and acenaphthylene with 8 x [2H], pyrene with 10 x [?H], and chyrsene and benzo[ghi]perylene
with 12 x [2H].
®PAHs were not analyzed for this muscle composite.




Table B16. Recovery (percent) of PCB, pesticide, and PAH surrogate internal standards in tautog muscle composites

Page 51

PCBs and Pesticides PAHS
Composite  4,4'-dibromoocta- 1,2,3-trichloro- Benzo[ghi]-
# fluor obiphenyl BZ #198 benzene Ronnel Naphthalene  Acenaphthylene Chrysene Pyrene perylene
Station TA1
143 53 87 75 70 34 51 154 100 40
144 50 81 72 62 25 50 121 96 69
145 56 85 81 74 24 47 125 92 68
146 60 94 90 81 27 51 145 96 50
146-dup. 53 85 79 71 29 52 317 105 190
146-trip. 50 92 82 75 27 51 205 96 82
146 mean (n = 3) 54 90 84 76 28 52 223 99 108
147 60 78 99 79 31 57 194 90 54
Station TA2
148 58 104 88 80 34 59 189 105 64
149 59 100 93 83 25 53 113 98 33
150 60 105 94 85 29 58 123 100 36
151 69 116 106 98 28 62 146 110 50
Station TA3
152 58 93 90 69 32 57 156 109 54
153 46 89 67 63 26 44 168 108 92
154 63 102 78 80 19 47 88 75 5
155 73 103 116 87 35 59 115 108 7
156 71 98 143 97 30 51 111 141 5
156-dup. 59 96 98 83 35 55 80 100 5
156-trip. 61 97 114 85 32 57 170 100 13
156 mean (n = 3) 64 97 118 88 32 54 121 113 8
Mean (n = 14) 59 95 90 78 29 54 145 100 49
Std. dev. 7 11 15 10 5 5 37 10 31

Al aromatic hydrogen atoms labeled with deuterium [2H] atoms: naphthalene and acenaphthylene with 8 x [2H], pyrene with 10 x [?H], and chyrsene and benzo[ghi]perylene

with 12 x [?H].
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TableB17. Recovery (percent) of PCB congeners added to matrix spike muscle composites
Composite BZ #

# Station 1 8 18 29 50 28 52 104 44 66 101 118 188 153 105 138 126 187 128 200 180 170 195 206 209
107 BL2 95 77 61 67 74 62 75 66 71 85 84 87 0 0 332 0 0 2 30 92 5 41 8 2 2
117 FL2 47 48 54 56 52 60 58 58 63 80 71 88 72 78 80 80 76 72 74 72 75 76 7 78 7
127 FL6 34 55 50 52 51 53 55 56 57 71 68 81 70 74 73 79 76 72 7 73 7 78 79 79 76
138 SB3 108 59 54 57 0 110 75 57 71 97 92 36 0 0 181 0 0 1 0 26 1 61 0 0 0
146 TA1 34 64 61 65 62 71 74 70 71 83 84 103 % 90 90 91 82 89 86 83 90 97 89 90 95
156 TA3 30 72 65 65 0 113 77 68 72 87 89 19 3 0 225 0 0 3 0 40 1 67 6 1 0




TableB18. Concentrations (ng/g [ppb]) of PCB congeners found in NIST mussel tissue V (QA93TISE)
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Wet Weight Basis Dry Weight Basis
M easur ed Consensus® M easur ed Consensus

PCB Analyte n Mean Std. Dev. Value Std. Dev.  z-Scoré® n Mean Std. Dev.  Value Std. Dev. z-Scor€

BZ #8 8 0.867 0.462 0.623 0.253 1 8 7.42 3.98 5.72 2.32 0.7
BZ #18 8 1.88 0.203 3.35 0.88 -1.7 8 16.1 1.79 30.7 8.1 -1.8
BZ #28 8 8.05 0.633 7.17 2.69 0.3 8 68.9 5.86 65.8 24.7 0.1
BZ #52 8 7.51 0.653 11.3 4.03 -0.9 8 64.3 5.81 104 37 -1.1
BZ #44 8 5.12 0.42 6.74 2.98 -0.5 8 43.8 3.8 61.8 27.3 -0.7
BZ #66 8 14.6 1.52 11.2 34 1 8 125 13.8 103 31 0.7
BZ #101 8 10.8 0.999 14.1 4.8 -0.7 8 92.1 9.16 129 44 -0.8
BZ #118 8 9.95 1.19 145 3.6 -1.3 8 85.2 10.8 133 33 -1.4
BZ #153 8 12.4 1.87 16 4.1 -0.9 8 106 16.8 147 38 -1.1
BZ #105 8 5.28 0.538 6.06 2.02 -0.4 8 452 471 55.6 185 -0.6
BZ #138 8 11.1 1.28 16 3.9 -1.2 8 95.3 115 147 36 -1.4
BZ #187 8 2.95 0.251 351 0.97 -0.6 8 25.2 2.29 32.2 8.9 -0.8
BZ #128 8 1.62 0.177 2.37 0.69 -1.1 8 13.9 1.6 21.7 6.3 -1.2
BZ #180 8 2.75 0.478 1.44 0.36 3.6 8 23.6 4.29 13.2 33 31
BZ #170 8 0.81 0.117 0.479 0.254 13 8 6.93 1.04 4.39 2.33 11
BZ #195 8 0.35 0.064 0.074 0.041 6.7 8 3 0.572 0.68 0.38 6.1
BZ #206 8 0.256° 0.273 0.057 0.044 4.6 8 2.20° 2.35 0.52 0.4 4.2
BZ #209 8 0.224 0.146 0.119 0.15 0.7 8 1.92 1.27 1.09 1.38 0.6

#Consensus values from 1993 NIST/NOAA/NS& T/EPA EMAP intercomparison exercise (NIST 1993).
bz-score = (measured mean - consensus value) / consensus standard deviation.
“Includes two values (-0.03 and -0.08 ppb, wet weight) which were treated as zero.
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Table B19. Instrumental detection limit (IDL) and estimated method detection limit (EMDL) for pesticide analytes

Hexa- Octa-  Hepta-
chloro- chloro-  chlor- Oxy- o,p'- a-chlor- trans p.p'- o,p'- p.p'- op'- p,p'- Photo-
benzene Lindane Heptachlor Aldrin  styrene epoxide chlordane DDE dane nonachlor Dieldrin DDE DDD Endrin DDD DDT DDT mirex  Mirex
Concentration of Solvent Spiked at Low Levels (ng/ulL)
Replicate 1 0.047 0.045 0.046 0.043 0.044 0.044 0.045 0.044 0.043 0.043 0.043 0.041 0.043 0.045 0.043 0.043 0.044 0.044 0.044
Replicate 2 0.045 0.044 0.045 0.042 0.043 0.045 0.046 0.044 0.043 0.042 0.042 0.041 0.042 0.043 0.042 0.043 0.042 0.043 0.044
Replicate 3 0.045 0.044 0.045 0.044 0.045 0.044 0.046 0.045 0.044 0.044 0.043 0.042 0.043 0.041 0.043 0.045 0.043 0.045 0.045
Replicate 4 0.044 0.044 0.046 0.044 0.043 0.048 0.051 0.045 0.044 0.044 0.044 0.043 0.044 0.043 0.044 0.046 0.044 0.045 0.045
Replicate 5 0.044 0.043 0.044 0.043 0.044 0.044 0.045 0.044 0.044 0.044 0.044 0.042 0.043 0.044 0.043 0.046 0.044 0.046 0.046
Replicate 6 0.042 0.040 0.041 0.040 0.043 0.042 0.044 0.043 0.042 0.042 0.042 0.040 0.041 0.043 0.041 0.044 0.042 0.044 0.044
Replicate 7 0.044 0.042 0.044 0.042 0.046 0.043 0.047 0.046 0.045 0.045 0.046 0.045 0.046 0.048 0.049 0.047 0.046 0.048 0.047
Mean 0.045 0.043 0.045 0.042 0.044 0.044 0.046 0.044 0.043 0.044 0.043 0.042 0.043 0.044 0.043 0.045 0.044 0.045 0.045
Std. dev. 0.001 0.002 0.002 0.002 0.001 0.002 0.002 0.001 0.001 0.001 0.001 0.002 0.001 0.002 0.002 0.001 0.001 0.001 0.001
RSD (%) 32 4.0 38 36 27 4.0 48 24 24 26 2.8 41 33 49 55 3.0 34 33 238
IDL® 0.004 0.005 0.005 0.005 0.004 0.006 0.007 0.003 0.003 0.004 0.004 0.005 0.005 0.007 0.008 0.004 0.005 0.005 0.004
Corresponding Concentration in a Typical Tissue (ng/g wet weight)®

Mean 111 5.40 557 531 5.49 553 5.76 554 5.44 5.44 5.43 5.27 5.39 5.48 5.43 5.62 5.48 5.63 5.64
Std. dev. 0.036 0.219 0.213 0.191 0.147 0.221 0.275 0.131 0.132 0.144 0.154 0.214 0.180 0.269 0.300 0.169 0.185 0.185 0.160
RSD (%) 32 4.0 38 36 27 4.0 438 24 24 26 28 41 33 49 55 3.0 34 33 28
EMDL® 0.11 0.69 0.67 0.60 0.46 0.69 0.86 0.41 0.42 0.45 0.48 0.67 0.57 0.85 0.94 0.53 0.58 0.58 0.50

A nstrumental detection limit is based on 3.143 times the standard deviation of seven replicate measurements.

Assumed 10g wet weight of muscle tissue, 50% recovery in the extraction and cleanup steps, 250 uL final sample volume, and 1 uL sample injection volume.

°Estimated method detection limit is based on 3.143 times the standard deviation of atypical tissue.




TableB20. Analyses (ng/g [ppb] wet weight) of spiked replicates of summer flounder muscle for determination of the method detection limit (MDL) for pesticides
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Hexachloro- Octachloro- Heptachlor ~ Oxy- o,p'- a-chlor- trans- p,p'- p.,p'- o,p'- p.p'- Photo-

benzene Lindane Heptachlor Aldrin styrene epoxide chlordane DDE dane nonachlor DDE Endrin DDD DDT DDT mirex Mirex
Replicate 1 6.27 259 6.18 7.13 7.17 6.01 3.82 115 8.82 8.33 16.1 10.6 6.24 6.92 5.68 8.07 7.71
Replicate 2 6.27 2.08 5.98 7.02 6.87 7.12 4.72 10.7 8.14 7.81 154 9.35 5.96 6.16 461 7.85 7.79
Replicate 3 6.31 2.55 6.24 7.68 6.52 7.06 472 10.1 7.85 7.55 14.1 9.08 6.06 6.31 5.56 757 7.51
Replicate 4 5.29 2.30 5.43 6.04 6.67 6.9 4.50 10.3 7.93 7.79 145 9.22 5.99 6.30 5.70 7.78 7.52
Replicate 5 6.32 2.60 6.39 7.81 6.64 7.28 4.79 10.2 777 7.52 14.0 9.06 6.06 577 531 7.56 7.83
Replicate 6 5.66 1.80 5.70 6.84 6.23 6.82 4.18 10.1 7.48 7.29 14.7 8.68 476 5.20 4.27 7.56 7.90
Replicate 7 6.41 1.67 5.55 8.18 6.08 4.86 3.15 9.92 7.78 8.14 154 7.16 493 493 3.60 9.06 9.21
Mean 6.08 2.23 5.92 7.24 6.60 6.58 4.27 104 7.97 7.78 14.9 9.03 571 5.94 4.96 7.92 7.92
Std. dev. 0.43 0.38 0.37 0.71 0.37 0.87 0.60 0.55 0.42 0.36 0.77 1.03 0.60 0.69 0.82 0.54 0.59
RSD (%) 71 17 6.2 9.9 5.6 13 14 52 53 47 5.2 11 11 12 16 6.8 74
mMDL? 13 12 12 22 12 2.7 19 17 13 11 24 32 19 22 2.6 17 18

MDL = at, where o = standard deviation and t =Student's "t" value of 3.143 with n-1 degrees of freedom and « = 0.01 (one tailed).




Page 56

TableB21. Results (ng/g [ppb] wet weight) of triplicate analyses for pesticidesin bluefish and summer flounder muscle composites (nd = <MDL)

Pesticide
Composite Hexachloro- Octachloro- Heptachlor  Oxy- a-chlor-  trans op'- p.p'- p.p'- o,p'- p.p'- Photo-
# benzene Lindane Aldrin styrene  Endrin  Heptachlor epoxide chlordane dane nonachlor  DDE DDE DDD DDT DDT mirex Mirex

Bluefish (Station BL2)

107 nd 235 nd nd 477 nd nd 253 28.2 16.6 131 114 55.9 nd 7.25 7.45 nd
107-dup. nd 2.58 nd nd 4.38 nd nd 221 257 15.0 11.7 106 49.6 nd 6.43 6.77 nd
107-trip. nd 142 nd nd 461 nd nd 2.38 285 16.2 124 115 54.2 nd 6.72 7.30 nd
Mean nd 212 nd nd 459 nd nd 2.37 275 15.9 124 111 53.2 nd 6.80 7.18 nd
Std. dev. - 0.61 - - 0.20 - - 0.16 154 0.82 0.69 4.79 3.26 - 0.42 0.36 -
RSD (%) - 29 - - 4.3 - - 6.8 56 52 5.6 4.3 6.1 - 6.1 5.0 -

Summer Flounder (Station FL 2)

117 nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd
117-dup nd nd nd nd nd nd nd nd 142 nd nd nd nd nd nd nd nd
117-trip. nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd
Mean nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd
Std. dev. - - - - - - - - - - - - - - - - -
RSD (%) - - - - - - - - - - - - - - - - -

Summer Flounder (Station FL6)

127 nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd
127-dup. nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd
127-trip. nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd
Mean nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd nd
Std. dev. - - - - - - - - - - - - - - - - -
RSD (%) - - - - - - - - - - - - - - - - -

MDL 13 12 12 22 12 2.7 19 17 13 11 24 32 19 22 2.6 17 18
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TableB22. Results (ng/g [ppb] wet weight) of triplicate analyses for pesticidesin black sea bass and tautog muscle composites (nd = <MDL)

Pesticide
Composite Hexachloro- Octachloro- Heptachlor ~ Oxy- a-chlor- trans- op'- p,p'- p.p'- op'- p,p'- Photo-
# benzene  Lindane  Aldrin styrene Endrin Heptachlor epoxide chlordane dane nonachlor DDE DDE DDD DDT DDT mirex Mirex

Black Sea Bass (Station SB3)

138 nd nd nd nd nd nd nd nd 4.89 3.20 3.42 16.6 10.7 nd nd 171 nd
138-dup. nd nd nd nd nd nd nd nd 3.00 2.09 207 9.60 7.41 nd nd nd nd
138-trip. nd nd nd nd nd nd nd nd 4.73 3.07 3.25 15.1 9.97 nd nd nd nd
Mean nd nd nd nd nd nd nd nd 421 2.79 291 13.7 9.34 nd nd nd nd
Std. dev. - - - - - - - - 1.04 0.61 0.74 3.66 171 - - - -
RSD (%) - - - - - - - - 25 22 25 27 18 - - - -

Tautog (Station TA1)

146 nd nd nd nd nd nd nd nd nd 197 nd 4.80 5.95 nd nd nd nd
146-dup. nd nd nd nd nd nd nd nd nd 1.79 nd 4.27 5.38 nd nd nd nd
146-trip. nd nd nd nd nd nd nd nd nd 191 nd 4.48 5.83 nd nd nd nd
Mean nd nd nd nd nd nd nd nd nd 1.89 nd 4.52 572 nd nd nd nd
Std. dev. - - - - - - - - - 0.09 - 0.27 0.30 - - - -
RSD (%) - - - - - - - - - 48 - 5.9 52 - - - -

Tautog (Station TA3)

156 nd nd nd nd nd nd nd 2.48 2.01 4.21 231 17.6 11.9 nd nd 2.00 nd
156-dup. nd nd nd nd nd nd nd 2.33 1.87 3.81 2.09 14.8 10.7 nd nd 181 nd
156-trip. nd nd nd nd nd nd nd 2.29 1.82 381 2.09 14.8 10.6 nd nd 1.83 nd
Mean nd nd nd nd nd nd nd 2.36 1.90 3.94 2.16 15.7 111 nd nd 1.88 nd
Std. dev. - - - - - - - 0.10 0.10 0.23 0.12 164 0.70 - - 0.10 -
RSD (%) - - - - - - - 4.2 5.2 59 5.8 10 6.4 - - 55 -

MDL 13 12 12 22 12 2.7 19 17 13 11 24 32 19 22 2.6 17 18
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TableB23. Recovery (percent) of pesticide analytes added to matrix spike muscle composites

Composite Hexachloro- Octachloro- Heptachlor Oxy- op'- a-chlor- trans- p.p'- p.p'- o,p'- p,p'-  Photo-
# Station  benzene Lindane Heptachlor Aldrin styrene epoxide chlordane DDE dane nonachlor DDE Endrin DDD DDT DDT  mirex Mirex

107 BL2 61 70 67 86 71 77 70 93 91 87 93 83 92 136 49 146 3
117 FL2 54 23 48 55 59 45 50 78 70 72 109 8 55 64 49 64 62
127 FL6 54 33 39 53 56 27 54 69 66 63 94 22 56 68 57 62 66
138 SB3 55 46 56 61 71 67 68 86 88 82 122 104 94 81 0 96 0
146 TAl 59 65 65 67 74 74 84 85 83 84 108 97 101 88 95 76 87

156 TA3 64 60 62 71 75 74 76 87 84 89 110 107 0 0 0 138 3
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Table B24. Concentrations (ng/g [ppb]) of pesticide analytes found in NIST mussel tissue V (QA93TIS5)

Wet Weight Basis Dry Weight Basis

Pesticide M easur ed Consensus® M easur ed Consensus

Analyte n Mean Std. Dev.  Value Std. Dev.  z-Score n Mean Std. Dev.  Value Std. Dev.  z-Scor€’
Hexachlorobenzene 8 0.465 0.306 0.024 0.008 57.8° 8 4 2.66 0.22 0.07 54¢
Lindane 8 0.465 0.141 0.298 0.313 0.5 8 3.98 1.21 2.73 2.87 0.4
Aldrin 3 0.91 0.698 0.761 0.898 0.2 3 7.87 6.07 6.98 8.24 0.1
Heptachlor 8 0.511 0.081 0.489 0.455 0 8 4.38 0.71 4.49 4.17 0
Heptachlor epoxide 8 0.759 0.266 0.525 0.396 0.6 8 6.5 2.3 4.82 3.63 0.5
a-chlordane 8 5.92 0.584 1.7 0.305 13.8 8 50.7 533 15.6 2.8 125
trans-nonachlor 8 1.71 0.167 1.91 0.676 -0.3 8 14.6 1.53 175 6.2 -0.5
o,p'-DDE 8 4.13 0.723 0.989 0.9 35 8 353 6.47 9.07 8.26 3.2
p,p-DDE 8 6.27 0.626 55 1.48 0.5 8 53.7 5.65 50.5 13.6 0.2
p,p'-DDD 8 7.49 1.534 459 14 21 8 64.2 13.7 421 12.8 1.7
o,p-DDT 8 nf¢ - 0.649 0.344 - 8 - 5.95 3.16 -
p,p'-DDT 8 0.887 0.247 0.332 0.12 4.6 8 7.61 2.19 3.05 1.1 4.1
Mirex 8 0.581 0.499 0.153 0.11 39 8 4,99 431 14 1.01 3.6

#Consensus values from 1993 NIST/NOAA/NS& T/EPAEMAP intercomparison exercise (NIST 1993).
bz-score = (measured mean - consensus value) / consensus standard deviation.

“Inflated z-score probably resulted from very low consensus value for hexachl orobenzene.

nf = peaks not found.
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TableB25a. Instrumental detection limit (IDL) and estimated method detection limit (EMDL) for low-molecular-weight PAH analytes

Naph- 2-methyl- 1-methyl- 2,6-dimethyl-  Acenaph- Acenaph-  2,3,5-trimethyl- Phen- Anthra-  1-methylphen-
thalene naphthalene  naphthalene Biphenyl naphthalene thylene thene naphthalene Fluorene anthrene cene anthrene

Concentration of Solvent Spiked at Low Levels (ng/uL)

Replicate 1 0.211 0.227 0.204 0.220 0.227 0.202 0.222 0.201 0.222 0.211 0.153 0.196
Replicate 2 0.224 0.229 0.221 0.242 0.247 0.215 0.230 0.201 0.218 0.224 0.170 0.221
Replicate 3 0.220 0.204 0.222 0.213 0.248 0.226 0.249 0.182 0.226 0.216 0.168 0.215
Replicate 4 0.222 0.214 0.207 0.218 0.252 0.220 0.241 0.194 0.240 0.222 0.172 0.216
Replicate 5 0.216 0.215 0.205 0.215 0.244 0.223 0.231 0.203 0.220 0.215 0.179 0.212
Replicate 6 0.222 0.213 0.211 0.210 0.219 0.212 0.231 0.193 0.233 0.228 0.188 0.221
Replicate 7 0.235 0.220 0.220 0.220 0.238 0.237 0.263 0.181 0.238 0.223 0.180 0.216
Mean 0.221 0.217 0.213 0.220 0.239 0.219 0.238 0.193 0.228 0.220 0.173 0.214
Std. dev. 0.007 0.009 0.008 0.010 0.012 0.011 0.014 0.009 0.009 0.006 0.011 0.008
RSD (%) 34 41 3.8 4.7 51 51 5.8 4.7 4.0 2.8 6.6 3.9
IDL® 0.023 0.028 0.025 0.033 0.038 0.035 0.044 0.028 0.029 0.019 0.036 0.026

Corresponding Concentration in a Typical Tissue (ng/g wet weight)®

Mean 553 5.44 532 550 5.98 5.48 5.95 4.84 571 5.50 4.32 5.35
Std. dev. 0.185 0.222 0.202 0.259 0.304 0.277 0.348 0.226 0.227 0.153 0.284 0.207
RSD (%) 34 41 3.8 4.7 51 51 5.8 4.7 40 2.8 6.6 3.9
EMDL® 0.58 0.70 0.64 0.81 0.96 0.87 11 0.71 0.71 0.48 0.89 0.65

A nstrumental detection limit is based on 3.143 times the standard deviation of seven replicate measurements.
®Assumed 10g wet weight of muscle tissue, 50% recovery in the extraction and cleanup steps, 250 pL final sample volume, and 1 L sample injection volume.
‘Estimated method detection limit is based on 3.143 times the standard deviation of atypical tissue.




Table B25b. Instrumental detection limit (IDL) and estimated method detection limit (EMDL) for high-molecular-weight PAH analytes
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Fluor- Benz[a]- Benzo[b]- Benzo[k]- Benzo[€e]- Benzo[a]- Indeno[1,2,3- Dibenzla,h]- Benzo[ghi]-
anthene Pyrene anthracene Chrysene fluoranthene fluoranthene pyrene pyrene Perylene cd]pyrene anthracene perylene
Concentration of Solvent Spiked at Low Levels (ng/uL)
Replicate 1 0.198 0.225 0.183 0.209 0.213 0.215 0.218 0.203 0.168 0.196 0.182 0.208
Replicate 2 0.228 0.217 0.191 0.228 0.223 0.220 0.224 0.207 0.176 0.205 0.194 0.204
Replicate 3 0.226 0.223 0.194 0.222 0.221 0.224 0.236 0.234 0.186 0.218 0.180 0.205
Replicate 4 0.224 0.220 0.186 0.220 0.226 0.229 0.230 0.213 0.175 0.206 0.163 0.202
Replicate 5 0.243 0.232 0.201 0.225 0.239 0.238 0.240 0.218 0.185 0.208 0.202 0.199
Replicate 6 0.245 0.232 0.204 0.240 0.239 0.237 0.241 0.220 0.185 0.212 0.174 0.198
Replicate 7 0.228 0.227 0.190 0.220 0.211 0.213 0.221 0.205 0.166 0.194 0.162 0.197
Mean 0.227 0.225 0.193 0.223 0.225 0.225 0.230 0.214 0.177 0.206 0.180 0.202
Std. dev. 0.015 0.006 0.008 0.010 0.011 0.010 0.009 0.011 0.008 0.008 0.015 0.004
RSD (%) 6.8 25 4.1 43 5.0 44 4.0 51 4.8 4.0 8.3 2.0
IDL® 0.049 0.018 0.025 0.030 0.035 0.031 0.029 0.034 0.027 0.026 0.047 0.013
Corresponding Concentration in a Typical Tissue (ng/g wet weight)®
Mean 5.68 5.63 4.82 5.58 5.61 5.63 5.75 5.36 4.44 5.14 4.49 5.05
Std. dev. 0.386 0.143 0.196 0.238 0.278 0.249 0.231 0271 0.212 0.206 0.372 0.102
RSD (%) 6.8 25 4.1 43 5.0 44 4.0 51 4.8 4.0 8.3 2.0
EMDL® 12 0.45 0.62 0.75 0.87 0.78 0.73 0.85 0.67 0.65 12 0.32

A nstrumental detection limit is based on 3.143 times the standard deviation of seven replicate measurements.
®Assumed 10g wet weight of muscle tissue, 50% recovery in the extraction and cleanup steps, 250 pL final sample volume, and 1 L sample injection volume.
‘Estimated method detection limit is based on 3.143 times the standard deviation of atypical tissue.
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TableB26a.  Analyses (ng/g [ppb] wet weight) of replicates of NIST mussel tissue V (QA93TIS5)? for determination of the method detection limit (MDL) for low-molecular-weight PAHs

Naph- 2-methyl- 1-methyl- 2,6-dimethyl-  Acenaph- Acenaph- 2,3,5-trimethyl- Phen- Anthra-  1-methylphen-

thalene naphthalene  naphthalene Biphenyl naphthalene thylene thene naphthalene Fluorene anthrene cene anthrene
Replicate 1 nf® nf® nf® nf® nf® 1.34 nf® nf® nf® 1.48 2.14 1.91
Replicate 2 1.03 1.07 0.81 0.89 1.03 0.91 0.81 nf° nf° 1.84 1.33 2.02
Replicate 3 0.500 1.05 0.85 144 nf° 091 1.36 nf° nf° 222 nf° 2.36
Replicate 4 0.43 113 0.36 0.99 1.44 nf° 1.09 nf® nf® 231 nf® nf®
Replicate 5 0.53 0.880 nf® 0.98 nf® nf® nf® nf® nf® 2.28 nf® nf®
Replicate 6 0.66 0.78 0.81 1.39 nf® nf® 1.92 nf® nf® 2,57 nf® nf®
Replicate 7 244 1.91 2.06 2.49 nf® 2.49 nf® nf® nf® 5.16 nf® nf®
Replicate 8 nf° 0.47 nf° 0.27 nf° nf° nf° nf° nf° 1.70 1.07 174
n= 6 7 5 7 2 4 4 - - 8 3 4
Mean 0.933 1.04 0.979 121 123 141 1.29 - - 244 151 2.01
Std. dev. 0.771 0.444 0.636 0.686 0.288 0.746 0.473 - - 115 0.555 0.261
RSD (%) 83 43 65 57 23 53 37 - - 47 37 13
Student's "t" 3.36 314 3.75 314 31.8 454 454 - - 3 6.96 454
MDL® 2.59 1.40 2.38 2.16 9.18 3.39 215 10° 10° 3.46 3.87 1.19

*NIST mussel tissue V (QA93TIS5) was included in each of eight extraction batches as a part of the QA/QC protocol.

Pnf = peak not found; assuming 10 g wet weight of mussel tissue, 50% efficiency in the sample extraction and cleanup steps, a 250uL final sample colume, and an instrument (GC/MS) detection limit of 0.2 ng/uL, the MDL
calculates to be 10 ppb wet weight.

‘MDL = ot, where o = standard deviation and t = Student's "t" value with n-1 degrees of freedom and « = 0.01 (one tailed).

TableB26b. Anayses (ng/g [ppb] wet weight) of replicates of NIST mussel tissue V (QA93TIS5)? for determination of the method detection limit (MDL) for high-molecul ar-weight PAHs

Fluor- Benz[a]- Benzo[b]- Benzo[k]- Benzo[e]- Benzo[a]- Indeno[1,2,3- Dibenz[a,h]- Benzo[ghi]-

anthene Pyrene anthracene Chrysene fluoranthene fluoranthene pyrene pyrene Perylene cd]pyrene anthracene perylene
Replicate 1 14.3 14.0 7.81 12.22 8.81 3.88 11.04 1.96 nf° 1.37 nf° 117
Replicate 2 130 12.2 6.48 10.53 6.94 3.39 8.32 1.76 nf° 0.928 nf° 0.675
Replicate 3 13.2 12.1 7.00 9.53 7.63 5.68 841 4.84 nf? 573 nf? 5.64
Replicate 4 138 12.7 7.75 10.92 8.48 3.77 10.78 237 1.66 nf° nf° nf°
Replicate 5 12.6 12.0 7.80 10.45 6.87 357 852 nf° nf° nf° nf° nf°
Replicate 6 10.7 10.5 6.13 8.58 573 2.88 7.67 1.74 nf® nf° nf° 3.36
Replicate 7 11.6 10.8 7.15 8.47 6.70 5.48 721 4.98 nf® nf° nf° nf°
Replicate 8 15.2 15.8 5.62 8.72 4.24 2.77 4.18 nf® nf® nf® nf® nf®
n= 8 8 8 8 8 8 8 6 - 3 - 4
Mean 13.0 125 6.97 9.93 6.92 393 8.27 294 - 2.68 - 271
Std. dev. 144 171 0.828 133 147 1.09 215 154 - 2.65 - 227
RSD (%) 11 14 12 13 21 28 26 52 - 99 - 84
Student's "t" 3 3 3 2.998 3 3 2.998 3.36 - 6.7 - 454
MDL*® 433 512 248 3.99 441 328 6.44 5.19 10° 17.8 10° 10.3

NIST mussel tissue V (QA93TIS5) was included in each of eight extraction batches as a part of the QA/QC protocol.

onf = peak not found; assuming 10 g wet weight of mussel tissue, 50% efficiency in the sample extraction and cleanup steps, a 250uL final sample colume, and an instrument (GC/MS) detection limit of 0.2 ng/ulL, the MDL
calculates to be 10 ppb wet weight.

‘MDL = ot, where ¢ = standard deviation and t = Student's "t" value with n-1 degrees of freedom and « = 0.01 (one tailed).
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TableB27a.  Results (ng/g [ppb] wet weight) of triplicate analyses for low-molecular-weight PAHs in bluefish and summer flounder muscle composites (nd = <MDL)

PAH
Composite Naph- 2-methyl- 1-methyl- 2,6-dimethyl-  Acenaph- Acenaph- 2,3,5-trimethyl- Phen- Anthra-  1-methylphen-
# thalene naphthalene  naphthalene Biphenyl naphthalene thylene thene naphthalene Fluorene anthrene cene anthrene

Bluefish (Station BL 2)

107 nd nd nd nd nd nd 8.44 nd nd nd nd nd
107-dup. nd nd nd nd nd nd 8.24 nd nd nd nd nd
107-trip. nd nd nd nd nd nd 8.33 nd nd nd nd nd
Mean nd nd nd nd nd nd 8.34 nd nd nd nd nd
Std. dev. - - - - - - 0.10 - - - - -
RSD (%) - - - - - - 12 - - - - -

Summer Flounder (Station FL2)

117 nd nd nd nd nd nd nd nd nd nd nd nd
117-dup. nd nd nd nd nd nd nd nd nd nd nd nd
117-trip. nd nd nd nd nd nd nd nd nd nd nd nd

nd nd nd nd nd nd nd nd nd nd nd nd

Summer Flounder (Station FL 6)

127 nd nd nd nd nd nd nd nd nd nd nd nd
127-dup. nd nd nd nd nd nd nd nd nd nd nd nd
127-trip. nd nd nd nd nd nd nd nd nd nd nd nd

nd nd nd nd nd nd nd nd nd nd nd nd

MDL 4.33 512 248 3.99 441 3.28 6.44 519 10 178 10 10.3
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TableB27b.  Results (ng/g [ppb] wet weight) of triplicate analyses for high-molecular-weight PAHs in bluefish and summer flounder muscle composites (nd = <MDL)
PAH
Composite Fluor- Benz[a]- Benzo[b]- Benzo[k]- Benzo[e]- Benzo[a]- Indeno[1,2,3- Dibenz[a,h]-  Benzo[ghi]-
# anthene Pyrene anthracene Chrysene fluoranthene fluoranthene pyrene pyrene Perylene cd]pyrene anthracene perylene
Bluefish (Station BL 2)
107 nd nd nd nd nd nd nd nd nd nd nd nd
107-dup. nd nd nd nd nd nd nd nd nd nd nd nd
107-trip. nd nd nd nd nd nd nd nd nd nd nd nd
Mean nd nd nd nd nd nd nd nd nd nd nd nd
Std. dev. - - - - - - - - - - - -
RSD (%) - - - - - - - - - - - -
Summer Flounder (Station FL2)

117 nd nd nd nd nd nd nd nd nd nd nd nd
117-dup. nd nd 2.49 nd nd nd nd nd nd nd nd nd
117-trip. nd nd nd nd nd nd nd nd nd nd nd nd

nd nd nd nd nd nd nd nd nd nd nd nd

Summer Flounder (Station FL 6)

127 nd nd nd nd nd nd nd nd nd nd nd nd
127-dup. nd nd nd nd nd nd nd nd nd nd nd nd
127-trip. nd nd 2.49 nd nd nd nd nd nd nd nd nd
MDL 433 512 248 3.99 441 3.28 6.44 5.19 10 17.8 10 10.3
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TableB28a.  Results (ng/g [ppb] wet weight) of triplicate analyses for low-molecular-weight PAHs in black sea bass and tautog muscle composites (nd = <MDL)
PAH
Composite Naph- 2-methyl- 1-methyl- 2,6-dimethyl-  Acenaph- Acenaph-  2,3,5-trimethyl- Phen- Anthra- 1-methylphen-
# thalene naphthalene naphthalene Biphenyl naphthalene thylene thene naphthalene Fluorene anthrene cene anthrene
Black Sea Bass (Station SB3)
138 nd nd nd nd nd nd nd nd nd nd nd nd
138-dup. nd nd nd nd nd nd nd nd nd nd nd nd
138-trip. nd nd nd nd nd nd nd nd nd nd nd nd
Mean nd nd nd nd nd nd nd nd nd nd nd nd
Tautog (Station TA1)
146 nd nd nd nd nd nd nd nd nd nd nd nd
146-dup. nd nd nd nd nd nd nd nd nd nd nd nd
146-trip. nd nd nd nd nd nd nd nd nd nd nd nd
Mean nd nd nd nd nd nd nd nd nd nd nd nd
Std. dev. - - - - - - - - - - - -
RSD (%) - - - - - - - - - - - -
Tautog (Station TA3)
156 nd 141 nd nd nd nd nd nd nd nd nd nd
156-dup. nd nd nd nd nd nd nd nd nd nd nd nd
156-trip. nd nd nd nd nd nd nd nd nd nd nd nd
Mean nd nd nd nd nd nd nd nd nd nd nd nd
Std. dev. - - - - - - - - - - - -
RSD (%) - - - - - - - - - - - -
MDL 2.59 1.40 2.38 2.16 9.18 3.39 2.15 10 10 3.46 3.87 1.19
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TableB28b. Results (ng/g [ppb] wet weight) of triplicate analyses for high-molecular-weight PAHs in black sea bass and tautog muscle composites (nd = <MDL)

PAH

Composite Fluor- Benz[a]- Benzo[b]- Benzo[k]- Benzo[e]- Benzo[a]- Indeno[1,2,3- Dibenz[a,h]- Benzo[g,h,i]-
# anthene Pyrene anthracene Chrysene fluoranthene fluoranthene pyrene pyrene Perylene cd]pyrene anthracene perylene

Black Sea Bass (Station SB3)

138 nd nd 2.89 nd nd nd nd nd nd nd nd nd
138-dup. nd nd 312 nd nd nd nd nd nd nd nd nd
138-trip. nd nd nd nd nd nd nd nd nd nd nd nd
Mean nd nd nd nd nd nd nd nd nd nd nd nd

Tautog (Station TAL)

146 nd nd 2.59 nd nd nd nd nd nd nd nd nd
146-dup. nd nd 2.88 nd nd nd nd nd nd nd nd nd
146-trip. nd nd 2.60 nd nd nd nd nd nd nd nd nd
Mean nd nd 2.69 nd nd nd nd nd nd nd nd nd
Std. dev. - - 0.16 - - - - - - - - -
RSD (%) - - 6.1 - - - - - - - - -

Tautog (Station TA3)

156 nd 141 3.82 nd nd nd nd nd nd nd nd nd
156-dup. nd nd 3.54 nd nd nd nd nd nd nd nd nd
156-trip. nd nd 3.60 nd nd nd nd nd nd nd nd nd
Mean nd nd 3.65 nd nd nd nd nd nd nd nd nd
Std. dev. - - 0.15 - - - - - - - - -
RSD (%) - - 4.1 - - - - - - - - -

MDL 433 512 2.48 3.99 441 3.28 6.44 5.19 10 17.8 10 10.3
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TableB29a. Recovery (percent) of low-molecular-weight PAH analytes added to matrix spike muscle composites

Composite Naph- 2-methyl- 1-methyl- 2,6-dimethyl- Acenaph- Acenaph-  2,3,5-trimethyl- Phen- Anthra-  1-methylphen-
# Station thalene naphthalene  naphthalene Biphenyl naphthalene thylene thene naphthalene Fluorene anthrene cene anthrene
107 BL2 26 38 41 39 46 42 45 49 43 71 58 85
117 FL2 15 22 22 25 28 29 30 38 39 48 60 63
127 FL6 28 32 32 33 36 37 37 41 43 52 59 63
138 SB3 40 46 46 46 47 52 46 46 44 59 65 63
146 TAl 30 36 36 39 42 14 14 47 47 62 68 70
156 TA3 22 27 27 31 33 35 33 40 35 32 40 53

Table B29b. Recovery (percent) of high-molecular-weight PAH analytes added to matrix spike muscle composites

Composite Fluor- Benz[a]- Benzo[b]- Benzo[k]- Benzo[e]- Benzo[a]- Indeno[1,2,3- Dibenz[ah]- Benzo[ghi]-
# Station anthene Pyrene anthracene Chrysene fluoranthene fluoranthene pyrene pyrene Perylene cd]pyrene anthracene perylene
107 BL2 88 82 52 50 19 18 17 12 7 30 22 28
117 FL2 69 71 101 90 76 76 62 47 1 32 26 21
127 FL6 64 64 87 77 73 72 67 42 1 55 38 36
138 SB3 69 70 104 88 69 69 57 58 40 34 23 26
146 TAl 73 75 107 94 93 91 79 73 50 82 69 65

156 TA3 60 46 50 43 28 29 23 24 22 14 10 11
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Table B30. Concentrations (ng/g[ppb]) of PAH analytes found in NIST mussel tissue V (QA93TIS5)

Wet Weight Basis Dry Weight Basis
PAH M easured Consensus® M easured Consensus

Analyte n Mean Std.Dev. Value Std.Dev. z-Scor€ n Mean Std. Dev. Value  Std.Dev. z-Scor€’
Naphthalene 3 1.38 0.941 1.62 0.927 -0.3 6 7.99 6.66 14.9 85 -0.8
2-methylnaphthalene 6 114 0.401 0.791 0.335 1 7 8.92 3.84 7.26 3.07 05
1-methylnaphthalene 4 1.13 0.618 0.481 0.202 3.2 4 9.74 5.34 4.41 1.85 29
Biphenyl 6 1.36 0.599 0.445 0.147 6.2 6 11.7 5.21 4.08 1.35 5.6
2,6-dimethylnaphthalene 2 1.23 0.288 0.63 0.461 13 2 10.6 2.52 5.78 4.23 11
Acenaphthylene 4 141 0.746 0.532 0.215 4.1 4 12.1 6.44 4.88 1.97 3.7
Acenaphthene 3 1.45 0.426 0.342 0.118 9.4 4 11.1 4.08 3.14 1.08 7.4
2,3,5-trimethylnaphthal ene nf¢ - 0.549 0.274 nf¢ - 5.04 251
Fluorene nf° - 0.462 0.085 nf¢ - 4.24 0.78
Phenanthrene 8 2.44 115 1.95 0.556 09 8 20.9 9.97 17.9 5.1 0.6
Anthracene 3 151 0.555 0.79 0.3 2.4 3 13 4.68 7.25 2.75 21
1-methylphenanthrene 4 2.01 0.261 1.16 0.327 2.6 4 17.3 221 10.6 3 22
Fluoranthene 8 13 1.44 204 6 -1.2 8 112 12.8 187 55 -14
Pyrene 8 125 1.71 194 4.69 -15 8 107 15.1 178 43 -1.7
Benz[a]anthracene 8 6.97 0.828 4.08 1 29 8 59.6 6.7 374 9.2 2.4
Chrysene 8 9.93 1.33 9.7 2.39 0.1 8 84.9 11 89 219 -0.2
Benzo[ €] pyrene 8 8.27 215 9.95 2.29 -0.7 8 70.7 18.2 91.3 21 -1
Benzo[a]pyrene 6 2.94 154 191 0.414 25 6 253 133 175 3.8 2
Perylene nfe - 0.789 0.239 nf¢ - 7.24 2.19
Indeno[1,2,3-cd] pyrene 3 2.68 2.65 1.75 0.501 18 3 23 22.8 16.1 4.6 15
Dibenz[a,h]anthracene nf¢ - 0.286 0.119 nf¢ - 2.62 1.09
Benzo[ghi]perylene 4 271 2.27 3 0.73 -04 4 233 19.6 275 6.7 -0.6
Benzo[b]fluoranthene 8 6.92 147 8 59.2 125
Benzo[k]fluoranthene 8 3.93 1.09 8 33.6 9.47
Benzo[b]+[K]fluoranthenes 10.8 9.74 181 0.6 92.9 89.4 16.6 0.2

dConsensus values from 1993 NIST/NOAA/NS& T/EPA EMAP intercomparison exercise (NIST 1993).
bz-score = (measured mean - consensus value) / consensus standard deviation.
nf = peaks not found.




TableB3la. Anayses (pg/g [pptr] wet weight) of spiked replicates of summer flounder muscle for determination of the method detection limit (MDL) for
2,3,7,8-substituted PCDD congeners
Congener
Composite 2,3,7,8- 1,2,3,7,8- 1,2,34,7,8- 1,2,3,6,7,8 1,2,3,7,8,9- 1,2,3,4,6,7,8-

# TCDD PeCDD HxCDD HxCDD HxCDD HpCDD OCDD
Replicate 1 5.80 29.98 24.38 21.29 22.66 22.40 47.29
Replicate 2 534 29.19 24.99 22.13 24.35 24.23 46.14
Replicate 3 5.64 27.90 24.14 21.28 21.24 22.95 46.82
Mean 5.59 29.02 24.50 2157 22.75 23.19 46.75
Std. dev. 0.23 1.05 0.44 0.49 1.56 0.94 0.58
RSD (%) 4.2 3.6 18 23 6.8 4.0 12
MDL? 1.63 7.31 3.05 3.40 10.8 6.54 4.03
Target MDLs 1 5 5 5 5 5 10

®MDL = ot, where o = standard deviation and t = Student's"t" value, wheret hasthe value of 6.965 for n = 3with n-1 degrees of freedom and «: = 0.01 (onetail ed).
Note that there is a potential that the calculated MDLs are inflated when three replicates are used, since alarger Student'st value is used.

TableB31b. Anayses (pg/g [pptr] wet weight) of spiked replicates of summer flounder muscle for determination of the method detection limit (MDL) for 2,3,7,8-substituted PCDF congeners
Congener

Composite 2378 1,2,3,7,8- 234,78 1,2,3,4,7,8- 1,2,36,7,8 1,2,3,7,89 2,34,6,7,8- 1,2,3,4,6,7,8- 1,234,789

# TCDF® PeCDF PeCDF HxCDF HXCDF HXCDF HXCDF HpCDF HpCDF OCDF
Replicate 1 541 2381 24.82 24.59 25.15 27.08 24.19 23.89 27.22 38.11
Replicate 2 525 21.73 22.33 25.66 24.43 25.02 25.02 24.30 27.41 45.49
Replicate 3 5.09 23.44 23.50 25.57 24.75 24.18 23.91 22.73 24.35 44.24
Mean 525 22.99 23.55 25.27 24.78 2543 24.37 23.64 26.33 42.61
Std. dev. 0.16 111 1.25 0.59 0.36 1.49 0.58 0.81 171 3.95
RSD (%) 3.0 4.8 53 23 15 5.9 24 34 6.5 9.3
mMDL? 111 7.73 8.68 413 251 104 4.02 5.67 119 275
Target MDLs 1 5 5 5 5 5 5 5 5 10

*MDL = ot, where o = standard deviation and t = Student's "t" value, wheret has the value of 6.965 for n = 3 with n-1 degrees of freedom and « = 0.01 (onetailed). Notethat thereisapotential that the calculated

MDLs are inflated when three replicates are used, since alarger Student'st valueis used.
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TableB32a.  Results (pg/g [pptr] wet weight) of triplicate analyses for 2,3,7,8-substituted PCDD congeners in bluefish muscle composites (Station
BL1; nd = <MDL)
Congener

Composite 2,3,7,8- 1,2,3,7,8- 1,2,3,4,7,8- 1,2,3,6,7,8- 1,2,3,7,8,9- 1,2,3,4,6,7,8

# TCDD PeCDD HxCDD HxCDD HxCDD HpCDD OCDD
104 217 nd nd nd nd nd nd
104-dup. 244 nd nd nd nd nd nd
104-trip. 2.26 nd nd nd nd nd nd
Mean 2.29
Std. dev. 0.14
RSD (%) 6.0
MDL 16 7.3 31 34 11 6.5 4.0

Table B32b. Results (pg/g [pptr] wet weight) of triplicate analyses for 2,3,7,8-substituted PCDF congeners in bluefish muscle composites (Station BL1; nd = <MDL)

Congener
Composite 2,3,7,8 1,2,3,7,8 2,3,4,7,8- 1,2,34,7,8 1,2,3,6,7,8 1,2,3,7,8,9- 2,3,4,6,7,8- 1,2,3,4,6,7,8- 1,2,3,4,7,8,9-

# TCDF? PeCDF PeCDF HXCDF HxCDF HxCDF HxCDF HpCDF HpCDF OCDF
104 2.18 nd nd nd nd nd nd nd nd nd
104-dup. 244 nd nd nd nd nd nd nd nd nd
104-trip. 1.90 nd
Mean 217
Std. dev. 0.27
RSD (%) 124
MDL 11 7.7 8.7 4.1 25 10 4.0 5.7 12 28

a/auefor 2,3,7,8-TCDF in Batch 3 is taken from "DB-Dioxin" second-column confirmation.




Table B33a. Results (pg/g [pptr] wet weight) of triplicate analyses for 2,3,7,8-substituted PCDD congeners in tautog muscle composites (Station TA1,;
nd = <MDL)
Congener
Composite 2,3,7,8 1,2,3,7,8- 1,2,3,4,7,8- 1,2,3,6,7,8- 1,2,3,7,8,9- 1,2,3,4,6,7,8-

# TCDD PeCDD HxCDD HxCDD HxCDD HpCDD OCDD
144 nd nd nd nd nd nd nd
144-dup. nd nd nd nd nd nd nd
144-trip.2
Mean
Std. dev.

RPDP
MDL 16 7.3 31 34 11 6.5 4.0

*Triplicate results not included due to 8-fold dilution required for analysis. RPD reported instead.
PRPD (relative percent difference) for duplicate analyses = (100 x absolute value for range)/mean.
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TableB33b. Results (pg/g [pptr] wet weight) of triplicate analyses for 2,3,7,8-substituted PCDF congeners in tautog muscle composites (Station TA1; nd = <MDL)
Congener
Composite 2,3,7,8- 1,2,3,7,8- 2,34,7,8- 1,2,3,4,7,8- 1,2,3,6,7,8- 1,2,3,7,8,9- 2,34,6,7,8- 1,2,3/4,6,7,8- 1,2,3,4,7,8,9-

# TCDF? PeCDF PeCDF HxCDF HXCDF HXCDF HXCDF HpCDF HpCDF OCDF
144 17 nd nd nd nd nd nd nd nd nd
144-dup. 14 nd nd nd nd nd nd nd nd nd
144-trip.

Mean 16
Std. dev. 0.2
RPD° 19.1
MDL 11 7.7 8.7 4.1 25 10 4.0 5.7 12 28

Aauefor 2,3,7,8-TCDF in Batch 3 is taken from "DB-Dioxin" second-column confirmation.
bTriplicate results not included due to 8-fold dilution required for analysis. RPD reported instead.
‘RPD (relative percent difference) for duplicate analyses = (100 x absolute value for range)/mean.
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Table B34a. Recovery (percent) of *C- and *’Cl-labeled 2,3,7,8-substituted PCDD surrogate internal standards in bluefish muscle composites

13C-L abeled? 7C|-L abeled"

Composite 2,378 1,2,37,8- 1,2,3.4,7,8- 123678 1234678 2,378

# Station TCDD PeCDD HxCDD HxCDD HpCDD OCDD TCDD
101 BL1 52 45 53 57 51 42 84
102 BL1 82 74 83 % 78 69 123
102-MS BL1 76 83 87 98 66 60 262°
103 BL1 57 65 68 78 65 52 77
104 BL1 75 63 67 86 68 59 87
104-dup. BL1 78 64 74 01 72 64 88
104-trip. BL1 81 68 86 92 78 72 131
104mean (n=3)  BL1 78 65 76 90 73 65 102
105 BL1 57 60 58 74 57 43 79
106 BL2 54 57 56 67 49 45 72
107 BL2 64 56 60 67 60 49 103
108 BL2 59 61 61 79 63 55 75
109 BL2 87 78 84 103 77 56 %
109-MS BL2 ) 76 85 98 79 66 385°
110 BL2 82 74 81 93 73 64 103
111 BL3 93 84 86 105 77 61 121
112 BL3 95 85 86 97 78 57 110
113 BL3 85 77 75 % 76 59 %
114 BL3 69 65 69 83 66 36° 82
Mean (n = 14) 73 69 72 85 67 56 %5
Std. dev. 15 12 12 14 10 8 17

3_abeled with *C at all 12 carbons on the two benzene rings.

babeled with 3'Cl at all four chlorines.

“These values exceeded the 40-150% criterion.
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Table B34b. Recovery (percent) of *C-labeled® 2,3,7,8-substituted PCDF surrogate internal standards in bluefish muscle composites

Composite 2,3,78- 1,2,3,7,8- 234,78 123478 123678 123789 234678 1234,6,78 1234,7809-
# Station TCDF PeCDF PeCDF HXxCDF HXCDF HXCDF HXxCDF HpCDF HpCDF
101 BL1 52 42 31 48 49 45 50 47 43
102 BL1 77 101 39° 77 79 80 82 76 69
102-MS BL1 76 82 78 83 83 74 81 70 57
103 BL1 57 68 68 66 69 63 67 67 61
104 BL1 64 68 67 64 72 64 70 66 61
104-dup. BL1 65 68 67 67 72 68 71 73 63
104-trip. BL1 69 70 58 85 83 75 8l 68 71
104 mean (n = 3) BL1 66 69 64 72 76 69 74 69 65
105 BL1 58 63 63 60 61 60 61 56 53
106 BL2 51 59 58 54 58 55 57 52 47
107 BL2 60 52 33 58 60 56 59 58 52
108 BL2 52 61 60 62 65 58 64 63 57
109 BL2 87 88 87 83 87 78 89 77 65
109-MS BL2 69 76 82 78 83 72 84 82 69
110 BL2 80 83 84 75 82 72 82 63 56
111 BL3 45 91 92 83 87 80 92 73 61
112 BL3 56 89 97 76 79 74 80 78 64
113 BL3 82 81 78 76 80 67 80 77 62
114 BL3 70 70 68 72 76 62 75 65 47
Mean (n = 14) 65 73 71 70 73 66 73 66 57
Std. dev. 13 16 17 11 12 10 13 10 8

3_abeled with *C at all 12 carbons on the two benzene rings.
®This value slightly exceeded the 40-150% criterion.
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Table B35a. Recovery (percent) of **C- and *’Cl-labeled 2,3,7,8-substituted PCDD surrogate internal standardsin summer flounder muscle composites

1C-L abeled? 7CI-L abeled”
Composite 2,378 12378 123478 123678 1234678 2,378
# Station TCDD PeCDD HxCDD HxCDD HpCDD OCDD TCDD
115 FL1 72 58 68 91 74 66 92
116 FL1 83 66 81 103 79 74 106
117 FL1 69 64 66 78 59 44 97
117-dup. FL1 92 93 93 107 85 75 117
117-trip. FL1 9 92 89 98 75 71 112
117mean (n=3)  FL1 84 83 83 94 73 63 109
118 FL2 79 82 77 83 70 49 147
119 FL3 79 69 73 89 77 68 101
120 FL3 70 61 62 80 66 61 112
121 FL3 63 55 55 76 55 50 97
122 FL4 70 64 63 82 62 57 %
123 FL4 89 81 82 107 85 78 130
124 FL4 88 81 78 95 78 63 128
124-MS FL4 90 85 89 98 85 75 125
125 FL5 87 77 79 100 74 61 118
126 FL5 92 82 87 110 88 81 132
127 FL6 o1 77 87 112 82 70 124
128 FL6 87 78 73 100 75 54 99
128-MDL1 FL6 52 48 50 69 51 37 60
128-MDL?2 FL6 75 67 68 % 75 65 85
128-MDL3 FL6 85 82 75 101 72 63 9%
128-MDL4 FL6 92 ) 84 105 83 70 98
128mean (n=4)  FL6 76 72 69 o1 70 66 85
Mean (n = 18) 80 73 74 %4 74 65 108
Std. dev. 11 12 11 12 10 9 20

3_abeled with *C at all 12 carbons on the two benzene rings.

babeled with 3'Cl at all four chlorines.

“This value slightly exceeded the 40-150% criterion.
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Table B35b. Recovery (percent) of **C-labeled? 2,3,7,8-substituted PCDF surrogate internal standards in summer flounder muscle composites

Composite 2378 12378 23478 123478 123678 123789 234678 1234678 1234789
# Station TCDF PeCDF PeCDF HXCDF HxCDF  HxCDF HXCDF HpCDF HpCDF
115 FL1 69 67 72 65 73 62 76 73 61
116 FL1 81 79 82 76 83 78 % 79 66
117 FL1 68 64 67 64 64 61 66 58 49
117-dup. FL1 %5 98 99 86 93 80 %4 85 72
117-trip. FL1 98 92 100 87 94 84 90 73 64
117 mean (n = 3) FL1 87 85 89 79 84 75 83 72 62
118 FL2 94 86 47 77 73 72 83 68 60
119 FL3 72 71 74 70 77 71 75 74 68
120 FL3 62 61 62 59 63 62 65 59 53
121 FL3 67 61 64 53 66 56 66 54 49
122 FL4 71 68 71 62 72 63 67 60 56
123 FL4 88 84 89 81 91 82 92 81 75
124 FL4 % 84 97 73 82 73 78 73 69
124-MS FL4 92 93 % 82 88 79 87 95 76
125 FL5 83 81 86 70 78 74 92 75 63
126 FL5 92 92 9% 82 93 77 87 84 80
127 FL6 % 88 97 77 85 80 109 81 72
128 FL6 85 88 % 75 91 74 84 80 70
128-MDL1 FL6 49 53 54 50 61 48 56 50 42
128-MDL2 FL6 73 75 80 68 82 69 79 74 64
128-MDL3 FL6 87 88 88 73 85 74 81 72 65
128-MDL4 FL6 82 89 % 81 89 83 87 85 72
128 mean (n = 4) FL6 73 76 78 68 79 69 76 70 61
Mesan (n = 14) 80 79 80 71 80 71 81 73 64
Std. dev. 12 12 15 10 10 9 12 11 10

3_abeled with **C at all 12 carbons on the two benzene rings.




Page 76

TableB36a. Recovery (percent) of **C- and ¥Cl-labeled 2,3,7,8-substituted PCDD surrogate internal standards in black sea bass muscle composites

13C-L abeled® C|-L abeled”

Composite 2378 1,2,3,7,8- 123478 123678 1234678 2378

# Station TCDD PeCDD HXCDD HXCDD HpCDD OCDD TCDD
129 SB1 98 92 o1 113 92 76 124
130 SB1 84 85 81 95 77 43 105
131 sB1 95 92 o1 104 83 57 107
132 SB1 97 91 %5 106 86 74 118
133 SB2 69 62 67 83 69 61 83
134 SB2 80 72 81 99 85 81 93
135 SB2 81 73 81 93 84 69 95
136 SB2 77 67 78 84 76 66 87
137 SB2 81 68 77 98 81 73 93
138 SB3 79 77 74 97 80 62 101
139 SB3 83 78 82 % 81 73 101
140 SB3 70 66 71 77 57 48 80
141 SB3 62 53 % 104 60 36 65
142 SB3 63 59 64 67 58 49 72
Mean (n = 14) 80 74 81 %4 76 62 95
Std. dev. 11 13 10 12 11 14 17

3_abeled with **C at all 12 carbons on the two benzene rings.
b_abeled with *'Cl at all four chlorines.
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Table B36b. Recovery (percent) of *C-labeled?® 2,3,7,8-substituted PCDF surrogate internal standards in black sea bass muscle composites

Composite 2378 12378 23478 123478 123678 123789 234678 1234678 1234789
# Station TCDF PeCDF PeCDF HxCDF HxCDF  HxCDF HxCDF HpCDF HpCDF
129 SB1 105 94 102 87 93 83 93 % 74
130 SB1 90 83 88 78 81 74 81 75 63
131 SB1 100 93 98 89 % 86 92 82 66
132 SB1 % 94 92 %4 98 89 %4 81 69
133 SB2 72 71 69 75 75 69 72 73 69
134 SB2 82 81 79 86 o1 80 84 01 84
135 SB2 82 80 78 81 83 78 84 85 76
136 SB2 76 76 76 74 73 72 69 78 70
137 SB2 79 76 75 77 84 76 86 83 76
138 SB3 78 84 82 82 88 80 83 84 74
139 SB3 81 85 82 83 83 84 82 87 77
140 SB3 68 70 70 73 73 71 73 70 48
141 SB3 57 59 51 100 98 61 64 69 51
142 SB3 60 63 61 61 60 60 63 56 50
Mean (n = 14) 80 79 79 81 84 76 80 79 68
Std. dev. 14 11 14 10 11 9 10 10 11

3_abeled with *C at all 12 carbons on the two benzene rings.
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TableB37a. Recovery (percent) of *C- and ¥Cl-labeled 2,3,7,8-substituted PCDD surrogate internal standards in tautog muscle composites

13C-L abeled? $C|-L abeled"
Composite 2,3,7,8- 1,2,3,7,8- 12,3478 12,3678 1234678 2378
# Station TCDD PeCDD HxCDD HxCDD HpCDD OCDD TCDD
143 TA1 82 76 83 92 74 62 %
144 TA1 77 71 68 Y 69 54 99
144-dup. TA1 76 80 72 89 69 36 %4
144-trip. TA1 116 87 80 93 75 61 144
144mean(n=3) TAl 90 79 73 92 71 50 112
145 TA1 73 67 71 80 59 52 105
146 TA1 81 76 79 98 72 60 108
147 TA1 72 65 68 82 75 47 114
148 TA1 73 64 66 86 65 45 81
149 TA2 71 61 60 77 60 40 77
150 TA2 83 74 70 % 75 65 101
151 TA2 75 68 66 89 68 56 87
152 TA3 83 72 75 105 78 63 113
153 TA3 80 75 71 93 68 63 93
154 TA3 78 75 70 93 74 63 83
155 TA3 10° 12° 11° 17° 14° 7° 16°
156 TA3 79 70 71 <) 70 62 <)
Mean (n = 14) 78 71 71 2 70 56 97
Std. dev. 5 6 6 8 6 8 13

3_abeled with *C at all 12 carbons on the two benzene rings.

b abeled with ¥’Cl at all four chlorines.
“These values exceeded the 40-150% criterion.
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Table B37b. Recovery (percent) of *C-labeled?® 2,3,7,8-substituted PCDF surrogate internal standards in tautog muscle composites

Composite 2378 12378 23478 123478 123678 123789 234678 1234678 1234789
# Station TCDF PeCDF PeCDF HxCDF  HxCDF HXCDF HxCDF HpCDF HpCDF
143 TA1 81 74 <) 76 80 72 80 72 59
144 TA1 75 78 60 69 85 68 83 73 62
144-dup. TAL 81 79 84 73 80 70 78 69 57
144-trip. TA1 98 % 38 81 82 77 85 75 64
144 mean (n = 3) TA1 85 84 72 74 82 72 82 72 61
145 TAL 79 71 20° 65 67 56 68 56 45
146 TAL 84 79 32 77 80 70 81 72 58
147 TA1 72 68 45 71 74 67 74 73 61
148 TA1 75 67 70 63 70 62 69 67 51
149 TA2 73 62 62 60 68 56 64 61 50
150 TA2 82 81 79 70 84 68 79 73 61
151 TA2 83 73 73 59 72 58 67 67 54
152 TA3 76 78 78 72 84 73 83 77 65
153 TA3 77 76 52 69 76 67 74 68 57
154 TA3 82 84 86 73 85 72 81 74 64
155 TA3 10° 12 13° 12 14 12 14 13° 10°
156 TA3 81 78 78 71 80 69 84 73 58
Mean (n = 14) 79 75 71 69 77 66 76 70 57
Std. dev. 4 7 14 6 6 6 7 6 6

3_abeled with *C at all 12 carbons on the two benzene rings.
*These values exceeded the 40-150% criterion.
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TableB38a. Recovery (percent) of 2,3,7,8-substituted PCDD congeners added to matrix spike muscle composites

Composite 2,3,7,8- 1,2,3,7,8- 1,2,3,4,7,8 1,2,3,6,7,8- 1,2,3,789- 1234,6,7,8
# Station TCDD PeCDD HxCDD HxCDD HxCDD HpCDD OCDD
102-MS BL1 1312 118 110 87 92 100 87
109-MS BL2 111 109 94 20 86 98 92
124-MS FL4 1312 1332 111 104 103 110 109
2 These values exceeded the 50- 20% criterion.
Table B38b. Recovery (percent) of 2,3,7,8-substituted PCDF congeners added to matrix spike muscle composites
Composite 2,3,7,8- 1,2,3,7,8- 2,34,7,8- 1,2,3,4,7,8- 1,2,3,6,7,8- 1,2,3,7,8,9- 2,34,6,7,8- 1,2,34,6,78 1,234,789
# Station TCDF PeCDF PeCDF HxCDF HxCDF HxCDF HxCDF HpCDF HpCDF OCDF
102-MS BL1 99 115 111 108 120 114 105 101 117 97
109-MS BL2 115 115 98 99 114 100 98 94 103 91
124-MS FL4 120 113 113 116 116 116 112 106 118 114
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TableB39a.  Concentrations (pg/g [pptr] wet weight) of 2,3,7,8-substituted PCDD congeners found in Cambridge |sotope Laboratory fish tissue
EDF-2526 standard reference material

Congener
Composite 2,3,7,8- 1,2,3,7,8- 1,2,3,4,7,8 1,2,3,6,7,8 1,2,3,7,8,9- 1,2,34,6,7,8-

# TCDD PeCDD HxCDD HxCDD HxCDD HpCDD OCDD
Replicate 1 20.8 4.7 55.8 49.0 51.9 73.7 186
Replicate 2 21.0 451 53.0 50.3 48.3 71.8 183
Replicate 3 20.0 435 54.6 50.6 43.0 731 189
Mean (n=3) 20.6 44.4 54.5 50.0 a47.7 729 186
Std. dev. 0.514 0.824 1.45 0.811 4.46 0.944 2.77
Consensus value 19 40 60 56 60 76 192
Recovery (%) 109 111 91 89 80 96 97
Difference (%) 9 11 9 11 20 4 3

TableB39b. Concentrations (pg/g [pptr] wet weight) of 2,3,7,8-substituted PCDF congeners found in Cambridge | sotope Laboratory fish tissue EDF-2526 standard reference material

Congener
Composite 2,3,7,8- 1,2,3,7,8- 2,3,4,7,8- 1,2,34,7,8 1,2,3,6,7,8- 1,2,3,7,8,9- 2,3,4,6,7,8- 1,2,3,4,6,7,8 1,2,3,4,7,8,9-

# TCDF PeCDF PeCDF HXxCDF HXxCDF HXCDF HXCDF HpCDF HpCDF OCDF
Replicate 1 19.4 37.2 37.7 82.4 63.5 60.1 57.3 78.7 84.6 183
Replicate 2 20.5 374 37.9 82.1 59.6 57.9 56.6 720 76.5 176
Replicate 3 20.0 38.9 37.3 85.1 63.2 62.3 60.6 76.0 82.0 206
Mean (n=3) 20.0 37.8 37.6 83.2 62.1 60.1 58.2 75.6 81.0 188
Std. dev. 0.583 0.930 0.287 1.64 217 221 212 3.38 4,12 15.3
Consensus value 17 40 38 80 63 58 60 83 73 190
Recovery (%) 118 95 99 104 99 104 97 91 111 99

Difference (%) 18 5 1 4 1 4 3 9 11 1






